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General Experimental Procedure. Ti(OiPr)4 (0.18 mL, 0.602 mmol) was added to a solution of α-haloketone (100. mg) in THF (5 mL) at room temperature. EtMgBr (0.47 mL, 1.41 mmol, 3 M in Et2O) was then added drop-wise over 20 min during which the reaction mixture turned from clear to yellow to black. After 18 h, water (5 mL) was added and the mixture was extracted with EtOAc (3 ⨯ 5 mL). The combined organic layers were washed with brine (1 ⨯ 10 mL), dried with MgSO4, and concentrated in vacuo. Purification by column chromatography afforded the title compounds. EtMgBr (0.69 mL, 2.08 mmol, 3 M in Et2O) was then added drop-wise over 20 min during which time the reaction mixture maintained its red color. After 18 h, water (5 mL) was added and the mixture was extracted with EtOAc (3 ⨯ 5 mL). The combined organic layers were washed with brine (1 ⨯ 10 mL), dried with MgSO4, and concentrated in vacuo. Purification by column chromatography (5% Et2O/hexanes) afforded the title compound as a colorless oil (29.2 mg, 13%).
1,4-Diphenyl-1,4-butanedione (8)
The spectral data was in agreement with reported data. 4 Rf = 0.44 (10% Et2O/hexanes); 1 H NMR (500 MHz, CDCl3) δ, 7.94 (d, J = 7.5, 2H), 7.57 (t, J = 7.5, 1H), 7.46 (t, J = 7.5, 2H), 5.12 (s, 2H), 
